converted into the corresponding saturated acetates, were synthesized by the Wittig olefination of methyl-branched alkylidenetriphenylphosphoranes with co-oxygen-functionalized aldehyde.
3)
The preparation of this series of aldehydes, however, involved many steps and resulted in a low yield despite numerous efforts. This paper describes a convenient method for preparing methyl-branched alkyl acetates by the reaction of the (cohydroxyalkyl)triphenylphosphonium salts with 2-alkanones or methyl-branched alkanals, followed by acetylation and hydrogenation as shown in the Scheme. The Wittig condensation of the alkanals gave slightly higher yields than that of the 2-alkanones. The alkenols obtained were subsequently converted into the corresponding acetates in quantitative yeilds. Hydrogenation of the acetates gave saturated acetates free from the olefinic acetates. Biological testing of the present compounds is now in progress.
Scheme.
EXPERIMENTAL5)
10-Methyl-9-dodecenol fIH, «=9, R=C2H5, R =CH3J.
(9-Hydroxynonyl)triphenylphosphonium bromide (4.85 g, 0.01 mol) in warm DMSO (10ml) was added to a solution of methylsulflnylmethanide ion (prepared from sodium hydride (0.8g, 0.02 mol, as a 60% dispersion in mineral oil) and DMSO(10ml) under nitrogen at 70~75°C and then diluted with THF (20ml) with cooling in an ice-bath.
To the dark red solution of phosphorane was added dropwise the freshly distilled 2-butanone (0.72 g, 0.01 mol) below 0°C. After stirring for 30 min, the reaction mixture was poured into 20ml of water and extracted with ether three times. The extract was washed with water, dried over anhydroussodiumsulfate and evaporated in vacuo. The residual oil was extracted several times with hexane. After removal of the solvent, lO-methyl-9-dodecenol was (100) 83 (35) 43 (100) 83(32) 43(100) 83 (56) 43 (100) 83 (40) 43 (100) 83(60) 43 (100) 83(60) 43 (100) 83(60) 43 (100) 83 (42) 43 (100) 83 (70) 43 (100) 83 (62) The reaction of some of the (co-hydroxyalkyl)triphenylphosphonium salts with 2-alkanones or branched alkanals was carried out in the same manneras summarizedin The spectroscopic data for the methyl-branched alkyl acetates obtained are listed in Table II. 
